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Ferrocenecarboxaldehyde	 (1.0	g,	4.67	mmol)	was	dissolved	 in	EtOH	 (150	mL).	3-Acetylpyridine	 (1.24	g,	10.3	mmol)	and	KOH	(0.66	g,	11.7	mmol)	were	added	to	the	solution	and	a	change	from	red	to	dark	red	was	 observed.	Aqueous	NH3	 (32%,	18.0	mL)	was	 slowly	 added	 to	 the	 reaction	mixture	which	was	 then	stirred	 at	 room	 temperature	 for	 ~15	 h.	 The	 solid	 that	 formed	was	 collected	 by	 filtration,	 washed	with	EtOH	(3	×	20	mL)	and	H2O	(3	×	20	mL)	and	dried	in	vacuo.	Compound	3	was	isolated	as	a	red	powder	(0.83	g,	1.99	mmol,	43%).	Dec.	>	210	°C.	1H	NMR	(500	MHz,	CD3OD)	δ	/	ppm	9.38	(d,	J	=	2.2	Hz,	2H,	HA2),	8.68	(m,	2H,	HA4),	8.63	(dd,	J	=	4.9,	1.6	Hz,	2H,	HA6),	8.05	(s,	2H,	HB3),	7.62	(dd,	J	=	8.0,	4.9	Hz,	2H,	HA5),	5.15	(m,	2H,	Hb),	4.55	 (m,	2H,	Hc),	4.11	 (s,	4H,	Hd).	 13C{1H}	NMR	(126	MHz,	CD3OD)	δ	 /	ppm	155.7	 (CB2),	153.7	 (CB4),	150.3	 (CA6),	148.8	 (CA2),	136.8	 (CA3),	136.6	 (CA4),	125.4	 (CA5),	117.8	 (CB3),	81.82	 (Ca),	71.8	 (Cc),	71.1	 (Cd),	68.5	 (Cb).	 ESI-MS	 m/z	 417.9	 [M+H]+	 (calc.	 418.1).	 Found	 C	 69.83,	 H	 4.89,	 N	 9.73;	 required	 for	C25H19FeN3∙1/2H2O	C	70.44,	H	4.73,	N	9.86.	




A	MeOH	(8	mL)	solution	of	ZnCl2	(2.73	mg,	0.02	mmol)	was	layered	over	a	CHCl3	(5	mL)	solution	of	3	(8.35	mg,	 0.02	 mmol)	 and	 the	 crystallization	 tube	 was	 left	 at	 room	 temperature.	 A	 few	 red	 crystals	 of	[{ZnCl2(3)}4.2CHCl3]	were	obtained	after	1-2	weeks.		









Table	1.		Crystallographic	data	Compound	 3		 [{ZnI2(2)}4.1.4MeOH	.0.8H2O]		 [{Zn(OAc)2(2)}	.MeOH.H2O]n	 Formula	 C25H19FeN3	 C101.40H83.20Fe4I8N12	O2.20Zn4	 C59H56Fe2N6O10Zn2	Formula	weight	 417.29	 3005.20	 1251.58	Crystal	colour	and	habit	Orange	plate	 Red	block	 Red	plate	Crystal	system	 Orthorhombic	 Triclinic	 Orthorhombic	Space	group	 P212121	 P–1	 Pbca	
a,	b,	c	/	Å	 9.9004(5),	11.3629(6),	16.9105(9)	 11.4704(10),  11.7733(10),	 19.2202(17)	 24.3420(15),	16.0495(10),	28.2141(17)	
α,	β,	γ	/	o	 90	90	90	 90.351(4)		102.329(4)	91.929(4)	 90	90	90	
U	/	Å3	 1902.38(17)	 2534.1(4)	 11022.6(12)	
Dc	/	Mg	m–3	 1.457	 1.969	 1.508	
Z	 4	 1	 8 
μ(Mo-Kα)	/	mm–1	 6.472	 25.046	 5.661	
T	/	K	 123	 123	 123	Refln.	collected	(Rint)	 7433	(0.036)	 33089	(0.037)	 73603	(0.054)	Unique	refln.	 3204	 9131	 10050	Refln.	for	refinement	 2710	 7691	 8760	Parameters	 263	 589	 712	Threshold	 2σ	 2σ	 2σ	
R1	(R1	all	data)	 0.0313	(0.0389)	 0.0360	(0.0445)	 0.0418	(0.0507)	






OH] 	 [{ZnBr2(3)}.MeOH]n 	Formula	 C54.25H54Cl7Cu2Fe2N6	O4.25	 C102H78Cl14Fe4N12Zn4	 C26H23Br2FeN3OZn	Formula	weight	 1345.02	 2668.57	 674.52	Crystal	colour	and	habit	 Red	plate	 Red	block	 Red	block	Crystal	system	 Monoclinic	 Orthorhombic	 Triclinic	Space	group	 P21/n	 Pccn	 P–1	
a,	b,	c	/	Å	 16.1181(12),	24.7209(18),	16.1565(11)	25.0374(9),	19.6115(7),	23.4639(9)	 8.7879(7),	17.1107(14),	18.0340(14)	
α,	β,	γ	/	o	 90	112.267(4)	90	 90	90	90	 73.010(3)	80.594(3)	82.192(3)	
U	/	Å3	 5957.5(8)	 11521.3(7)	 2547.3(4)	
Dc	/	Mg	m–3	 1.50	 1.54	 1.759	
Z	 4	 4	 4	
μ(Mo-Kα)	/	mm–1	 7.913	 8.882	 9.589	
T	/	K	 123	 123	 123	Refln.	collected	(Rint)	 38865	(0.056)	 76606	(0.182)	 33199	(0.037)	Unique	refln.	 10865	 10807	 9306	Refln.	for	refinement	 7219	 5214		 9066	Parameters	 649	 613	 619	Threshold	 2σ	 2σ	 2σ	
R1	(R1	all	data)	 0.0565	(0.0863)	 0.0934	(0.1562)	 0.0469	(0.0477)	
wR2	(wR2	all	data)	 0.1439	(0.1750)	 0.2478	(0.3154)	 0 .1123	(0.1125)	Goodness	of	fit	 0.9640	 1.0169	 0.8948	CCDC	deposition	 1504340	 1504342	 1504339	
	 7	
Results	and	discussion	
Synthesis	and	characterization	of	compound	3	The	 synthesis	 of	 compound	 2	 (Scheme	 2)	 [18]	 has	 previously	 been	 reported.	 Although	 compound	 3		(Scheme	 2)	 has	 previously	 been	 prepared	 in	 two	 steps	 via	 the	 isolated	 1,5-bis(3-pyridyl)-3-ferrocenyl-pentane-1,5-dione,[ 29 ]	 we	 find	 the	 one-pot	 method	 of	 Wang	 and	 Hanan[19]	 more	 convenient.	Ferrocenecarboxaldehyde	 was	 reacted	 with	 two	 equivalents	 of	 3-acetylpyridine	 under	 basic	 conditions	followed	by	treatment	with	aqueous	NH3;	3	was	isolated	in	43%	yield.	The	electrospray	mass	spectrum	of	
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